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(57)Abstract: 

PROBLEM TO BE SOLVED: To provide a method to manufacture, at a high yield by distillation, a high purity and high concentration 
free hydroxylamine aqueous solution which does not substantially contain salt nor organic matters. 

SOLUTION: This method to manufacture a free hydroxylamine aqueous solution at a high yield rate comprises obtaining a reaction 
solution containing free hydroxylamine and dissolved or partly precipitated sulfate by a mixing reaction of a solution or slurry 
containing hydroxylammonium sulfate with alkali, then separating and removing solid sulfate precipitated in the reaction solution, 
thereafter controlling the concentration of the obtained sulfate in the aqueous solution to not more than 1 wt.% and distilling a free 
hydroxylamine aqueous solution by simple distillation at a temperature of 66 to 79° C in the presence of a stabilizer of 
hydroxylamine. 


LEGAL STATUS 

[Date of request for examination] 30.08.2000 

[Date of sending the examiner's decision of rejection] 23.03.2004 

[Kind of final disposal of application other than the examiner's 

decision of rejection or application converted registration] 

[Date of final disposal for application] 

[Patent number] 

[Date of registration] 

[Number of appeal against examiner's decision of rejection] 

[Date of requesting appeal against examiner's decision of 
rejection] 

[Date of extinction of right] 


Copyright (C); 1 998,2003 Japan Patent Office 


(19)B#H#WJT (J P) (12)^ Hfl^plF'£i$K (A) (limafttHHfcH** 

#^2002-68718 

(P2002-68718A) 
(43)*iMB ¥J&14^3/! 8 B (2002.3.8) 


(5i)mt.ci. 7 mimmn fi f-^-y (##) 

C01B 21/14 C01B 21/14 Z 


SPSEit* # m*mv&3 OL (±61) 


(21)fflii*f§ 

#SI2000-260830(P 2000-260830) 

(71)tti«A 

000187046 





(22)ffiKB 

¥fSl2¥8 £30B (2000. 8.30) 


««*^Uimi»»6TB 



(72)fgHJl# 





««*^Uiff»»6TB 1 - 1 







(72)5691* 





jSS«iPr^OJTfjPg|5 6Te 1 - 1 JKU • 7 







<74)ft3A 

100117938 






(54) [S8 Hi 7U-t h*D^^JI/7 5>*^«3itSJR*S!jfift 


(57) 

i w t xetTt ufca. tt***st f 


( 2 ) 

i) •> 

1 

[ffl*#JSl] 7 U-k Fp*->;U7* >7kmwi&nz 

P^->Jt/7 5>?@K£ 5 Ow t %J£TF<kU *#ft~FT 
[f»*3S3] 7'J-t b*P*->;U7 2 >*»«em« 

ttjJfcHl *fctt 2 33*0)7 U-k Kn+->;P75>*g 20 
[0 0 0 1] 

[#B91©*"rs8flS»-IF] *fg?J3te. ffiSBEk Kp*->;P 
7> ; E-^Ai7;W U t©RJSt«kf3 7>J-k h*D* 

Sr. 6 6 < C«±7 9t;^T»ia*T¥^ekT7'J-k 
KD + y^7S >*«F**eWSlir*7'J-fc h*P*-> 
;|/75>*»*©ifiS**«jfiftlwWr**>OT?**. 30 
[0 0 0 2] 

[0 0 0 3] b^L^^e.. tHP + vJI/TS^on 
t>7U- CM) tHD + y;i'75>lt #*K^3fe)fe 

^akh*P+y^75>©fi (tHa + y^^t-^ 
AtfO tLT^^n, 85l>(iffiffl$nT?ft. 7U 
-tKPtyJP75>ffl»*H &JR-f:*>, 40 

[0 0 0 4] t:5T', t KD + y^7 5 >^HB5(-. 
ISJft*4'MJS»-<»*JR«iii*a!l»l*©J:5)&fflas»=ffl«r» 
e»n-5(SC«. b KD + y^7> ; tr9Araa< 7 
U-fflkKD+y^S^fflT, J:D*f3;Ktt. 
«t DiU?S^cD7'J-k FaZ-z/JlTS. >*^aa?*^st 


4=*§S 2 002-68718 
2 

[0 0 0 5] Sifi©7U-k KP*->;U7 5 7j 

©sjetct o 7 u-k kd*>-;u7s y&mzjjmtm 

\it>n%>&. ^©S/SJfi^CttgMro^'J-k h'D + y 
;U7 5>W^C. ^I0««ij[^*n4iit«i:4. 

u «tos*eaet?;s!»s<o7U-k kp+->jp7 5>© 

[0 0 0 6] fl|*.tf. *H&tfffi4 9 5 6 1 6 8^HTOJ 
#fC|B«W7jfeT'tt. 7JUP-;U+T-ffiiti!k h*P*->JU 
7>^?A < >:7> : t^7<h£SJ£;£-ti\ #rffi-F£iit& 
7> ; &^"7A^rffill9^UT7U-k h* P + ->JP7 5 >CO 
7;i/P-JI4g«E£#T^-5. C®7;Pa-Jl'iW. 51 
S«*a«6t*1.©KtjS^StiT. 6S&kKP*->^7 
>tx>>AMOk KP + ->;i^7> ; E^'7A^Sr^-fi£-r 

;u7 s <t ltk t> m-r#Bste«3es*vtw.c 

[0 0 0 7] h*-f ymftft'jkMfS 1 2 4 7 2 8 2 ^4ifg 
fete, 7^P-;U+T-BSmk Kn+yM^r'JAt 
7>^:^7i:<&SiS$-t±. Wm-r^BS^7> ; tn'7A^ 
l!0^T7 U-k Yu^-^)V7=.XD7)VZl—)Vmm 
<&f#-57jte*^^nT^^.. ^C{CfB«cD7J)*(Cli, 7 
U-k KD*->;P7 5>©m«»fe#*$nT:fe5r. 
7 U-k K P*xJU7 3 >*K^&%#^< GO 

[0 0 0 8] K-f '7B#fF^W^3 6 0 1 7 8 0 

3 n<&m ( b^b&bbrs 62-171905 ^a*, * 

S#fffSg4 7 7 8 6 6 9#BJ3jfflS) Tte. ±^0«fc3lC 
<g^7;PP-;i/ + TB5g!k KD+y^^-'i'Ai:? 
>^6r:7iS:SJ6$-ti-, #rttrrseft»7 >tzi'7 A£?X 
9I&^T7U — k KP^>-;P7 5 >CD7;U3— 
U S6Cil©7JUa-;P»*»Ck Kn + yJP7 5>© 

StSui:t7U-k KP + '>;P75 >®*^}KSr»T 
1^-5. Lt^L- ^0©7U-tHD*yJP75>. 

tafltLT-p. #fe^»es^7> ; tzi'j7A*3<j;^a^ 

[0 0 0 9] I NORGAN I C AND TH 

EORETICAL C H E M I S T R Y Kf2i£tf>7j j* 
Ttt. ^y-^+t'&tt&k Ko+y^SXOM 
lt<h^-hU I 7A^^7-ht03SJS{C«fct3, 7'J-k H 
D + y;l/7S >tmt-T b U <7A<k£^frKJ£;il££t#;fc 
if, ZrV>E.J&mfre>fflt1- b U •7A£at»Jl/T»&** 

-t KP + y;i/72>SSUi$tT^5. fc HP + yf 
7 5>(t 6 0mmHgT7 0t, fe*Wi2 2mmH 


( 3 ) 

■I *• 

3 

J£m*Jt&&±. JRs$£*>4 0 7!»3g5 0 % t^^lcffi^fc 

[0010] %m&Wm 5 4 7 2 6 7 9 -if Bjfi&ffl»:fc<ktf 
*S#ffFlg5 2 6 6 2 9 0 ^W«»K«3e©*J*T?tt. 
fift&fc h*P*->;l/7> ; £^ r ?A«i:T;U^ U&JS&aWS 10 

7 3>£*£fKJS*£f#< dC9SiC^e> 6 5"CtJlTT 

•>*7 5 >«««IBl/fc*l:#f l/T^«&». 7U-k 20 

[00 11] FM^S^fF^Wmi 9 5 4 7 7 

5 8^iiffi (*ffl**«F*5 8 3 7 1 0 7 ^B^«ffl») left 

7'J-k FP*£';i'7 3><DSffi£M£>bTiK2p£<&tf 

5 >*ii4>Ct HD + i/JP7; 

iCtt*. <koT. &£& 7U-tHP+y;i'75 >» 

[0 0 12] #12 0 0 0-6 8 

ClCtCfB*(D^te«. 7'J-tHD 50 


#12 002-68718 
4 

<Z>T$>-2><, 
[0 0 13] 

©7U-bKn+y^7$>^ rcanttw t'^c 

«t0M*fi*©7'J — t KD*y^7;>S:f5 

[0 0 14] fCT. *f8ili©BWH:, flttttttttt&ffl 

U £ <DRJ^\Z <fc o T# f.n57U-tKn*y;i-7S> 
****** . «BEW!fc©$HilJfcS«K. 7U 
-t P D + yJl/7 5 >®»)!¥CtKttO*taif 

[0 0 15] 

** af«H#tt*Bfctt[*»(i»*-r* 1 1 1> k. 

»Snfc*»tt«t> ©SitSElftjlft* 1 w t %£lTt LAc 

6 6tK±7 9"C«T©ia^T**^eLT7U-t: FP 
*^JU7 3>*»**BW*14-*7'J — t h*P + ->;UT 

[0 0 16] *mn<D6 6*C£Lk7 9*CBITTC0^^B 
tt. ±IB09i*5 0it#lCTie (1) t (2) ©*fr*««fc 
£nfc<fct*(C, ^LT£i3 0?£L<«£e>f::Tfe (3) 

i (4) oftftijtjdtihfttjfi:, ^^fcujs^n. 
a. 

(l) 7U-t \*u*is)VT=.>n5m*ffi<1ztb\zy 
u - 1 h p * ->;u7 s > **tr^ <f icsfcjeai sasim-r 
a. *£**«i*K&&tt£*2ir9-«. 

m*$±czmm&&mwtzftmjjm\z&Qi& : 2k[s. m 
m%m<z>mm'pmgL&&m& 1 w t %«tk it* < . 

(3) #ISiO*»«t«)7'J-k Hn*y;i/7 5> 
i§S?£ 5 0 w t %jy.THT-S,, 

(4) #3SHB**#aETTfifZ£5. 

[0 0 17] eKDiSKLT. #3B9IT? «H-T* 7 U - 
t FP*->;l/7 3 MEETT^BBtti^-fra 


( 4 ) 

5 

[0 0 18] **M»C*J^T7U-t HD*^ 

:tBft*^fe. 10 
[0 0 19] 

[0 0 2 0] #fgBJ!Tffl^ 6*1-5 7;P#U tL-TIl Bit 

a<. 7;p*u <hL-Ttt^wtxtt7> ; e^i7. *mti- 

£9. fife, ^.tie.<Dji-&^lT»oTt>J:Vi. 
[0 0 2 1] 7M'J^7>tr7rol^lt 

Alr>*». 7'J-t Ko*5>;P75>««*?««>*fc«)t 

[0 0 2 2] 7JU#'Jj&**&fc^h'J»7A©«'&«. K 

5U-'f*^^*$ns©T, 7'J-k Hn + ->;i/7S 30 

•J- HJ -7 Ali^JKT^fflf 3 d ttiWS.l>^o 
[0 0 2 3] 7;^'J<tbT7K^k^;P->^A^ 

Lt^„ 40 
[0 0 2 4] *^BJ(C*5tt-5«t^k HD + ->;U7> ; E- 

n^v;U7> ; t^'7Ai:7;P*'J iOE*l«t4»*U 
<tt60t£tTT*D. J;D0$L<«4 Ot^T^jg 

i*K*fflWT*Fate«ue«Htt, 20-40 

[0 0 2 5] ±IB(DSJS«. pHW-*«A/tK«TfT«t 
^, PT^'Jtt^frOpH^T. **KpH9. 0~ 
9. 2fjtft6i:i:WI*l/^. PH9. 2ST'fflKl 50 


#M 2002-68718 
6 

t«7;p* u *«ia»»c3&* c t tttttiCT?. 7ju# 'J tt 

*#Ttffl7U-t Fn*^JU75><73#fl¥KJS£ffllA. 
-5d<h*iT^5„ SJ6IB7iJ-Ot h'P^y^7i> 

[0 0 2 6] *^C*HTH TIB<D (1) £ (2) 
3 nfc£€T> 6 6*CJ£Ui7 

*y^7 5>^#^n5. 

(1) 7'J-t Kn + ^75>©»»SRf<fc»i:7 
U-t h*o*^JP7S>«:^tJ* + K:£/£SiJ*8&in]-rS 

(2) rn.mii ^a^^jiry^zLO alt )]^ti v t<DK 
mmm<Dmm*<F>mm.m&* 1 w t %«Ttcux*< 

[0 0 2 7] iOjffjgtCtt. 3£>K;&<7) (3) <h (4) 

(3) #ifMO*»j)i'f7'J-tHn*i/;P75>* 
a* 5 Ow t %KT(C-r-5C<i:o 

(4) **Btt*l?aETTfT!5t5ilt. 

[0 0 2 8] it^etC&U *«i*{J«&tfJ©*+©7U 
- 1 H D*vJP7 = >«g£fa±£-t±-577te.i: LTtt. 
Sit&t KD + yJ|/7> : E- l 7Ai:7MU <h©KJjn?£ 

Kjft^ffiit&t h*D^->JP7> ; &r:r7A*«k^7JU*'JS' 

*SS8St h*a + v-JP7> ; tr:f7A<h7;P*'J«^j!jpit^ 
=^->;P7 5 5 o w t %iS< £ t ft ± 

«fctff&*8KS?t h*n*v;U7>^-^A£7;i/#'J<Z>?35 
[0 0 2 9] KJS®lK£LTtt*;O*0fSiL- 

HT> SSKt KP + vJl'7> ; &-^A<h7JU* , J tOK 

#*fc#-r*8*fflE J: *t^»cffi*T* 
(SiR7JP3-Jl/S-*fCjg-&bTfflVi-S 

icte&stft 1 ^<=> 3 ST»i)»i7;^-j^ws u 


( 5 ) 

7 

7;m-;i/©asijo*tt:, mm^om^^sk^mm^ 

#£b<fiilwt %J£(.T. «fcO#i:b<fiiO. 5wt% 

[0030] ^<D^v\z^s.f^mmtvxm^, zn 

£#8g b & H £ * 5 U - dig^f -5 C £ #T €T -5 . 

€> VT*®Wi*<Dy U-b K o*->JU7 5 >@a£±tf 
[0 0 3 1] S&, Effc»«fC±te<S*7';i':i--;i'*flJ 

b*»b&*«5. 7;p3-;^«E<D*.-ef?J5:5^SSIf^ 

tt. y Fa* z/)i7 s. ><DftMVktfl6i< fc®iti. ft 20 

tf a o R&mzmma ltjizi-ju 

&ffa^fz®\Z, *^Hjt?a!^S6 6'C~7 9"C(Oia*T 

fit. ^aiSiWo^flcf^U-t Ha*->;PT 5 >«flE 

c&9. 7U-t + >ig^^5 0 w t %£® 

A5i7U-k KD + ->;U75>©»«P*titfT-r*«lflI 30 

[0 0 3 2] *^BJf-*5UT«. S(S^^^S*tCtti^ 

tt, «»c«<«5B»fP*«I*»cT*i»r»5fiJj«t>»*. 
[0 0 3 3] timtFnlrz/frTy^ — O&tTfrtlV 

-ttfclWBfilBEK&JSin] LT**K:— «»»bTHS 7 U 
— t HD+y;P7i >£ffit^b Ko + y^T^^^A 
iU ^CD^gffc b'p*->;i>7>^:i'7A£-£tf?&£ 1 J 

+m i^-r-s t. ioss«*"C7U— b kp+^ts 40 

■i7A*^tr*SMfirjfi5»«»c-r*fci«>Kfii. Wkh'n 
+->;P7 as^«j*s u *-f ^-rsffifciftKr 

[0 0 3 4] JK**«t3&«*0«^0*««fi;j»H 

tb, mmtvx<D*.ftt$&vmm)&mm<DB#)x, <& 


HM2002-68718 
8 

<£*©T?«FSL.<tt<, «j»©J:5K:***lniUT^ 

[0 0 3 5] *f^LT©7iJ-bFP*->*7$>i 
iK©^S9UJfi£6 6"CH±7 9 < C«T©jft«fir»^T« 
ffiTlCtf «C3 d itffiKT* 0 . JWM9fiittiff £ b < fi± 
2 0 0 hPaOT. <fcD£?£b< fit4 0~ 1 5 0 h P a 

[0 0 3 6] 8&&b h*D + ->;i/7> ; E-'i;A*5<k^y;i, 
* 'J * £tt * fit A* y ?T*ffll L, %tt * It V3.K 

t firwwr aa«tt[s»«ii»*'r * t ^ 5 «f^s* 0 ii 

bfTftofclg, 7'J-t HD + v^TS^JSttSfcBe 

JP7S>fiM3 Ow t %&>±f?z>z\ttfaimx$> 

•So I*fi&jpJffl<D*jaWS. afp'f©7U-tKP*y 
5 >}ggtt5 Ow t %jfi< tf^ItiOWSK- 

cofca&fcttiwraaa*2|c«©fims(nctf«c3c4:3j*» 

[0 0 3 7] S7c. *«7?»Sn*:7U-t Fn*>/;P 
7 5>*^^«BXg(C*nt. *Wt©7U-t H 
n+->^7 5>i«S5'0-8 Ow t XfiLLfiliBttbT 

[0 0 3 8] a©«fi5Jfc«t>©EJfc**J:tf/ 

k i/)U7 s. xDisfemzmm-rz z twsf-& b^„ 
0tj*fif> 15Kb Yu^-i/frr y^—O Ktr u £© 

7 5>W^^K<*^t^T^-5CDT, ^D-feXWJtXX 

ffSUK Kfirg^W^#e»nfc7'J-b Kd^5>;U7 
n*5^73 fir 

[0 0 3 9] JMKS*frfc'5*»*<0*mtt. 7'J-b 
X-C&VtUiUZ-r, mtetfiHZteXyZ. #iJB7';ft 

[0 0 4 0] 7'J-t KD*y;l'7 5>«Iia}tro 

h*p+->;i,7> ; &n'7A^<^snT^-S)CD-e, mm 


( 6 ) 

9 

co 04 i] mmfTtziotizit^u-txizm^Tiz* 

U/ £ tz «Mo°d W*>ES W <ST £ 3 1 S Z. T t> COT * 5 
ig-fr-f . #§PJ§ I* «fc 0 -fe X T «f# ■=> n& 

[0 0 4 2] 

^ DHIM3 J: 2 L*©B3^n:7 5X3 
2 3 4. 5 g£7k2 3 4. 5 g4tta*. 

D^->;u7> ; en r >A l ^Hcfcfu&o. ooo6t* 
a^jtaufc. — tj. i L^-ti-izTKmittui^oi, 20 

1 1 0 gt*6 7 5 g(t*ttii^«. D-5-^>y 
fcUOWtfcvf iruT-^—zfo— SB* cncau m 

7X=n:::i3(ATt£*rF, 2 5M3 0'CT*M*;i'y 
^AX7U-^pH9. 2l:!i«JTMtfc. 1 Sft 

**t»X5'J-SaiilU ftMZnrctr—?* 1 00g 
WzKT-aiSiJfe^bfc. ifeJMBE.>:0f£U;fc**i, 1 0 7 
g«. 9 2. 0g«7U-kh'D+y;P7S>^tL 
X»tt. Vt»Vk<D*-9\Z\t0. 2g07'J-bl«P* 30 

4. 4g<0tHP + y;i/75>^l:MU 

2. 2 g<£>7'J-fc Ho + ->;l-7 5 

fcS. *««f©S(t»*;U^^Att0. 2 1%T& 


#12 002-68718 
10 

7,3«1$7 0'Ctlt«f-r«J:5i*£E«*TK:7U- 

U-t HP^->;UT5>«7 6. 8 gT&D. ^S^SS 
tf®7U-tl ; 0 + -/^75>ISl 3. 4gt'<&9it. 
S£oT. JSM'PCtt. 9 8%©7'J-tKD^y^7S 
>tf$:m\Zft&\sX^tzo 

[0043] (mm&i2) nmwiX'£.fiLLitm&&m. 

£fT& o fc i £ 3 . ViMir)\,l, fc^iR*^[6)± L . 

[0 0 4 4] (Jt^J 1 ) SUSS^J 1 -CftSnfeR^jt* 
£9 0'CT*3&e£?T&-3fc£W«. *8s#ji 
JftflsSfrfrofcfci:*. k KD + y;P75 >0»»*«Jt 
frU 7U-t Hn^r5/Jk73>tbT©H|iR*tt5 0 

[0 0 4 5] 

KWC**#««*-&*tt^**EflET. &jg3?©7 li- 
fe; HD+y^7S UI**T#Sii*«T* 

[0 0 4 6] #389J»=45^Ttt. tttt&Kffi&ffi 

^5di:&<, 6 6X:& k ±<Dm&Xi&l£mft&m j PfrlZ 
■T&iilitbiZ, 8 0TO±t^O7 l J-th'D + y;i'7 

7'J-k Ho*->;P7S Jit**"?**. 

7KMiLT©7U-b KP^y^S 


